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FH i 7169 A} 3-80] B3] AFyE 1 Q= e o}
NUE o) wjox ] ERplde) AAYTEE et Aotk
She mHo] AlSE L k. 0|23t 78 FENAFT A7RL] F
o] HolE & e ¥A717) F9 shppt AREn|Ao o) dwjA L
2 7S AMgshe B8 @n)7 (optical microscope), AlE.2]
¥ g SRR oM #AE S Qe A A A (atomic
force microscope), 183 AAAE A= FAMARER A
(scanning electron microscope) 3 38218 4 (transmission
electron microscope) £°| 3t}

FAv)ES Uukd o2 7P (visible light) & o] 8310 wlo]
AZnE Zo] ejollr Alge) memnl ohlz}l 84 (bulk) o<
2% (morphology) 9} A 5] R AT 5= 9ok 1
4 scanning probe?] W& o]43h= AARIEANF L BN
Ao o34 B PR R ope} LAERR) Ao &
Aelxe] F9 A RS AFshct w3 AREARHLS A]
F9 HHS Ak ok A Ade) 2oz B:do) rhssiths A
o] Qlt}. MRS AMEERs FARIARD AL o)2 kA (secondary
electron), $H AFFdAHback—scattered electron), X—41, 7}
B4, 18] A oUA] (infrared energy) 59 A& th& AxpA
of olaf el AgeRE B o)A d T2 FRE AT
T 71wl AEe) mawd, 3letEao 24 WA AE,
a5 B 728 549 A3 aAE e £ ok

FIRAAR AL AlEE St dxpd o 27E ey o]n)x]
£ ¥+ A0=F Falle-2 0.3~0.1 nmelch o) Fahxdn 42
Tile 71 AU AR QARG s} 7)sAgke] B
A (DE vepd S Q!

Alnm) =1.23//'V o))

7Hto) B e Hobw o] AT Felse
o 7Kge) 508 Fakso] PYso] nrk FAS AnE B2

& g YA, F AP R VIS AR deagos yE
A & GA B S gk dukEe g Rzl A BRS¢
Z3l7] sl 100~200 kVE 7H5RIte = ARgsle FadArd
H7A-E AREEH, HxPA2) uxel o] EalER] s F459 7
& )2 AL 200~300 kVe] 7Kg0 T SRE MRS
olg3lE sl FHHAERE HRTEM) & 52 ARgsc) 2+
Ao S AL B 1o EISIch

Fapdatdn| o) 72w I8 164 Ba= ulsl go] 7j1EHo=s
vl 7EAe] G4t e P AR Holgluk Z1EAR Y] 714
9] HdeAE #HY, ISR diER=E, I7]3 dRRIZ(FARI=)
7 don 7ig 7 eA4RE ASEePN, g, i,
A7), AEA, a8 7158 Fol it

FHRAENNE Teels nA 7R 24 A 94EE 0
AepdH(bright field image), PX|oPH(dark field image)), A%
WS- 23t Hx)3 ¥4 (selected area electron diffraction, SAED),
SR A0S $I%t oA Fak #-3" (energy dispersive spec—
troscopy, EDS), 181 oif#] =4 F&} 23 (electron energy
loss spectroscopy, EELS) <] Ytk &2 B8 Y3l A5
+ SAED+ XRD(X—ray diffraction) 53 3% Rgb&o g Ahgg
T Utk

SAEDS} XRD+ AF 3h5-5 o] 83ithe Aok fAksic) SAED
2] A=} 34(0.0037 nm, 100 kV)& X—41(0.154 nm, Cw) &) 3

Adtiga FUs D
Braar|ed AaATRAIAD
University of Akron, Polymer Science
(2Ap

Maurice Morton Institute of Polymer
Science (BIAREAT-¢)

MIT A5 383 ERFATY)

AEUSR TRAReF SHRY D

AEste R EHET )

Polymer Structure Analysis Utilizing TEM and SAED

AEdsty 122383 (Kwang—Un Jeong, Department of Polymer—Nano Science and Technology, Chonbuk
National University, Jeonju, Jeonbuk 561—756, Korea) e—mail: kujeong@chonbuk.ac.kr

180

Polymer Science and Technology Vol. 20, No. 2, April 2009



B 1. 30A=S9 F2

I

2
g

71T Feren| A AT A A FAPAR ] A AR E
Lateral resolution 300 nm 0.5 nm 4 nm 4 nm
Magnification 2~2,000 200~2x10° 20~1x10° 1,000~2x10°
Observation %, 9% bulk bulk, 8k EE (300nm °J3h Eas] Era]
Specimen environment T AA/HE e AT =2 Xy SLA|/AA)
Radiation damage s ¢ 43k g =
Specimen preparation 7hek v o & 7kt ket
Chemical analysis X (0] ¢} X
Detect molecular orientation 0 (0] X X

a8 1. FAEXEN () £

B2} 7] e SAEDYIM] Ewald sphere Y22 o} F0,
SAED(0~2°) 2] 387k XRD(0~180°) 9] 3187}ef| nlslod A}
XRDO AREE X~ AR5 43 2-45R= vl SAEDo
AR HAPEE AR TR AT At ohg) ool A
S 5p7] wiEol XRD Brt B JRE 928 % gtk 81
B RS XA H 2 oA E R Q7] wiEel] st
o] 2728 AL AKES HA Bellgt. w3 nEARs Sl vl
olAEIE A7]9] AXE WHE 5 Q7] wiol mEAbe] 71EEke
2 Axlslel 498 3k wako 7 AEA7) F XRDE o] g3sie] 2
ATt EAgRe B o]u) B AlEE o]gsbd Sk
2} 3= A% HAEE (d—spacing) & w$- AEsHA 243 4
o} A SAEDE S Al 99 (59 Lien|E1e) 2]B) FolellA
o7} BT whie] 3tk Azt TR ARs A%
How A& 4 ek mak SAED oln]x|i= Fapdxidn] o] Ko)
T WAoREE Fojo] o= B S BEEly QA & glo B
el G AlEAA EAlE2] HiEo] ojg A o]RolF=AS do}
7 Qlck &k, SAEDS} XRD, #3307, FARRREYA, 18
2 FIRARAR 5o ARE §sle djagho 2 tekst o)
welelxe] it Be) gl vid T s sk Aoje 5
Atk Eaiefr= vhen|E] Zo| wheloll 1EA} BAo] g9}
AR S skt de) ARE L e FabaAEn] A s
SAEDel| #sto] golr iz} gk

CUBSISINE A

UERDED T A 20 E 2 520093 49

2. Be 2

2.1 HA|OFAHBright Field Image)

H2glo 25 WEd Ak ofy] ke AR Atghd &
E Azl gEIA 5200 Q= 289§ 3l HolA ©r) A
& 2(a)l Yehd 27} 2], diEZe7t S Fold #=) <)
F3k Arplo] B8l ARk ZAR= gzl e8] 2ldks]o]
AR ok AARo] ARE Tt ofuf fojz)= o] wiAl
LR wfel] iAlopdolel Bit) mgalede vienlE Zo]
$loll] Al22] AHreal space) T2 (morphology) FJRE 1o
F7) wjiol| MEAIE 018 BT, IT, 1831 NT | L& Hofold 7}
7 @LASHA ol 8=l Sl Vlzolnh Bl AE HolFE WA
oIS AP A EE FHEE] whtel A5 3R ARE ek &
A (bulk) & T3 el i3k FRE ATl 2B 2(b), () 5o
T AXY TR AR FHEo] ghe FEH I ols W T
g St AR AlE o] g Tk E3l 1 ¥
o] o}F2- A& Hi= vhel| GRS FE Falele oiie] Ak
Ze) wEkS Blojubx] b3 ¥R Ak HA| Hrk & wAloRdels ]
il AEe] FAA FAS} AxpdEe] 2six A9t maRte]
HIAAR ARt JAPErL w7 vl vlAA Jejo) o viA| .
ol Ao Surk sHAIRE TRt} A9ole vldd o3 44
o] AL TAP) A4 87 whidell AALEr 2 EAE AR
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AEE FAE d5AA (staining) 3h= HHE AMEIPIE

of ol
ol

2.2 4A|OFHDark Field Image)

Hrlokde- I8 3@l Lehd 217 7o) A3rt 2PAY o 22
Wt dE A el Eolu Bl Pk Ak 2l
o oJa] =3)3 s dE o] Hele Axlnlo] FalsiA @t o)FA A
99 31" HAE o] g3le] A BEV] i) o} F-L ojujxE @
Al H1L o}F Aok olgix JFTHIR 3). PAlop2 AER) A
(reciprocal space) | et 274 ExpllY 229 ARE A4 o]
HRZ Jepd 4 Q7] iRl AR TRHHY BEET Q= AR
I Welle] #AplE T2 RS T vebd 5= th ¢hAlok
&2 IR BY) ofgle RS B4 w) 1 oimE sk
ERJ7| QM ARG, AlEe] Hu AEas) e A% 12
£ B4 o E=3t -850 ARSI SN nj2gAe) A Mt
7+ 3)o] H7) ¢7] wiite]] A lobde AL ek AJEolxiuk A}

£9 5 9ok

Optic axis
oo 0 0 0
o 060 0 0
o o0 0 0
o 09 o
e o 0 0 0
e o 0 00
o 00 0 0
, e 0 0 0 0
(a) (b)

28 2. Aok |2l(a); SAED Ol0|X| (b); BAlOkA O[D|IX|(c) *

Optic axis

TR EEEEXX
e
S
oo 0 0@
T oeooeoo@Peooeooe

{€)
8 3. Aokt ®12|(a); SAED O|O|X| (b); RAIOFA O[OIX|(c).°

o~

Incident radiation

3. X XI&|=(Electron Diffraction) £

3.1 HXiEEe 2|
A AEA Axele] A7 FAE AR oA
ME B3 aERtEe] A Bt A4 DAL ek o]EA|
Hgso] JEAIE dobd = vk AAEE Axks gl 3R
ATl AE7t A 478E sk 1 o) ARISAE ofn
2z AEe] WAlobd oAt ¥ Fo ¥ FFH 2 A3
AEE AlFech 28 4 Ve R Zo)] Az de] des
Bragg®] &% 7h3] AE 4= lrh

A8 4@l VERR A3} o), GRS 7R & SR Bt
AR s Azte] Hx R WekE weshA Ak 209
AT o)mf) AlE2 & AT P QS TE E Al Ags &=
BARBIL 2 AAE WEshs £49) 16 <Xjo|m e A 5
oJt} Bragg2lollA SARHO) 3 3800)-& 4 &t sk Al <
st Az | Ao)8) A @& 78 = 3tk SAEDeIX Ewald sphere
o] ¥ §o] 1NE vl 7] wjEel] 8 B HApxo] FAlel
HEsH, SAEDe A== A1 (20) < XRDE 3187} B} v
< Z7) o] J8l 5ol B uig) gol s gk FAlE 5= ok

714 AP AAA L] B 20017 3E FHE AZERE
LREE "ozl Zdelellr 318 o7} viepdeh Bt 38 A
rE AR X HPIRE HolEE o} o] A Q)% &

% Sk

L

i

X=L2(7;L§ @°

xgk L3k& F795Pa Z24A mg i Al)e] A 78 7 5 9
th SAEDS] 3|4 olu|X|&= F2 1AL @EA ] oAkl FEE o]
21l FeiE Veh | wizell ARk meAt AP7Ee] JRE o
2H 72700 YeRlE XRD o|wX| R} zhdsic) mepr, SAED
9] 314 XRD2| #iAnct FdiF o g 7hdsit). Tkt whakelx
39 olx1 SAEDS] 4% Jug FHsho M ohgt Ml 1
B2 ATze] F40] 7Fsshct SRR of#gh g AAAE of
VA7) %7) wlEol = 2 ol a1Ex} 273 olu|x] BEE ghasof
3h= olgfgol lth o ZARE siAsh] AaiA v 22 Al
TR o g MRS Fulght ARk AEAe] 99t S(gold), ©
Zx(carbon), ¥EHE(Pd), 2813 HF(PY) 52 1831 AIREE Z

- s

\'
/ Electron 3 o o 000
source e g > rYY )
( 1 1 ]
200
Crystal
N lattice
o See O P :
Transmitted radiation 1l iradiance
nA=2dsin6 1]
v

8 4. BraggS Yal(a)nt MXIEIHS Y4 JiE RAZ(b).
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a8 5 ®MXE™ =40

Bt olg) ke A FREAES ] ATTI) 217] wEe
AR elal) A &4 5 s AL A SR Arsle 5
Aok =4, AP BAL AP = 2 S w2 Baley)
Eo] SAED oJr|AE 7] S8 295 (ow dose) 71 o]
B3lofof gtk o] WhHE- AlEo] Qs Po] opd TR Gol &
= SAED #4 018 Fd & AxpY) 2388 38 (defocusing)
g% 3EA)F AlHO] Sle FeloR $A AN A Al
2 o e ARSI olnx)E A= o) miglo 2= i
2 2A A Balg Faslelr] YA ouAr) e A
ARgEHE 1PHo] Slrk SHAIRE o]9} 2o uhE-e- wAlol) pHEbA] B
#5o] olR)i= wdo] ik

3.2 MxIEE EXM(Interpretation of Electron Diffraction)

WRAE oF= g i Axpde] dlslel ARME o x, y, 2%
£ a b, c HEolek 3PH 2R} 8ldel| sl BojxlE WS [a b, cl
zone°lgt FTHR 6)

AAAE ofg] e HoF olFojx glow AR A7t <
AR A2k 37dso] AAalle] el 22 ko2 owe] Hog
veRdth A Gola) Az} e Miller Indexel 2laix 2
A2 Yg IAE KL F (h k) — (Uh, 1k 1] Ack A
A2 O Ty AHF3Al 9] A zE= Zajo|gld (polyethylene,
PE) @272} [001] zone SAED ©nxI5 Uekd Aot} o] 23t
od ae} brgke] 3Nt TAE I WIS B wiek) s 8sto]
E5F A Aol bel AlgelMe 1 et R g 1s
Skl QLo ® Fo) A5 F exlE Feith e, HER; g
M e R 48 & 225 £k o o] Adelrds awed
o] bR} ZARE QAR JolofAi= brgo] aEn) 7o
Zlet =gt (200) APelMs 2dAde] veRrtar (100) Felixde
3Pd4o] UeRHA] etk 1 o= (200) £F (100) 2] A WEr)

]

SEXIE s A 20 D 2 E 20099 49

bh

(010 t219)

(020) ; (120)

(000) (200 (100) 2
(b}

A

e}

(c)
a8 7. Zcio|=2d =HEH9| [001] zoon SAED 0]A|X{(a), [001] zoon
Ha(b)Z AARA ()Y BATE BAEF

27) W2l 28 7@)olA (100) 9 32-e 2289t ad 7).

4. 12X} HEC| TEM AlH H|=

FPEARER] oA ARl AAALE ofldA)E AR B Er}
7] el 1Ak AlES AlRsREs 91e] 300 nm olske] s
FAE Zhs 2R} Ao g7t FaAERAE o) 88
ZF AR F2AEEE AlEY A2 WO E solution grown
crystal, solution cast film, 78] 3. ultramicrotome $0] 9Ith?

™% solution grown crystal 3EREAeA 1A} A o] Azt
= W o R {dst BofEl =7]9 daASs 7] SEiA self-
seeding o] FE A1 YTHAR 8). oIE T, B0 =
£ high density polyethylene (HDPE)-& 120 T A= (xylene)
frflo]] 1<l &, Sl WE S5 A1 gk UHe) 2 i
2} A7gdo] Pk 1A AYE AT NS To(self-seeding
25) 7k FolH At 278 A (seed) The @31 A B &89
o}, oldt SN thr] Te(AA3} ) 7] o] 1RAE
AZ1A gdet Feje] RS ThEe] d 4 qlv)k FA4e] 59 E
gl AAs 5, g E, 12T Bl o) Agwcktt

Self—seeding WS o]83te] 4% A} a2 o= PEO
(poly (ethylene oxide)) 2} PLLA (poly (Z—lactic acid)) 2] T@AloFd
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Dissolve the poiymer

atT,and ¢,
4 g Self-seeded

atT,andt, T

Crystallizeat T,
andt,

Quench the solutionto 7,
to let the polymer crystallize

18 8. Self—seeding Y#E 0|88 NEX AN HY AT

Polymer + solvents

{b) (020)
B 9. Self-seeding WHOE EAE PEO(a); PLLA(D) ©Ed

HAOFA T} 2820 SAED o|nofX|.*®

Evaporant
amving
Heavy / ata

deposit shallow
\ é angle
shadow e

"
e

/“5&/] Polymer crystal ».

Carbon substrate

a

A8 10. Shadowing W BAE ?

< 8] 9o Jehfigior, o)59) SAEDS &8t z2} vehyigir) 4
sekgoelld A wEAt AL A|A) DSo| ZHE =
(grid) floll glo] Fapdxldnd #2-S 3 2v). 78 Az &
A7} go] AMgE T glor, 7EE ol F-E 5~20 nm $A12] oF
< HIZA ' Bk Azt & faksia, Ax) 3)de] dojulx]
Yot TR opd} BB ol A wxH] eh=t) wat
BAE ARSI} $550) wiiel] MRAA 18R Aol 4
< e Bgo] dck mEA @dde FAE 54 v
E] oJalo]7] wiol] o] FH3t WAloRy oluRE 97) F5ch
olg|g FAIE sl L oluix|e] AP 1At AR 4
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Glass slide |

T8 1. S40] O3 HYBE TEA Wao| N BAE ?

23S HEsl) YaliM shadowing o] F& AMgEIt) Bebgo]
v gAE T8 100 VeRd A3 o] B4 IR iRt A%
Yol THHLL? o371 shadow oI} S 4% (o) ZHE] D)
FA|(L=shadow Z¢] X tana) & Ak 5 3t

5+ iR FaRaxv| g Alse F8] W 0 2= solution cast film
Q8 1D °] Uk 300 nm o8] ghe TREAL kS wE T dA
25 B3] 1At AAsHE she wolth AslE 1Rl Al
E JAgo g Eguigko 7 BAES wigksle] wAsl )% dith
SHARE 1Ake] 739 100% B3P olFold = 7] widel] oy
0] AR v AR A0 E oA 9t} AR njAA e
AR EAEF 34 9] wiiel 2787 v1dy P9 HUumE &
AAFIZ] SEA AP ST} 28 S53IMES o83l 59 99
< Ad8F o7 A5AA (staining) o EH FYUWE FAL F
ik
E=H( 7 0] B uEA ] 1EA} A8 AL FEapExEm]
Ao AR v)AAE sk el A7 itk ol#E 24
& iEsl7] A3 staining WHHo] BESF ARSE < Qi ==Fo]
w2 cis—polyisoprenes AT osmium tetroxide (OsOg 2
HIA% GATE AHH O R stainingho 24 A7 vlAd F99
AAEEAE Y 5= Qlok gt 3= o)delld A3 Ygo] =of
HIAASE ol B3 olstollA uldA JYolUd Rl dFo)
wob Q7] wiFell P 24o] rhesich

upREto g oEgt ZE o]g3] £4¢ 1A}t AlEE 300 nm
ojate] gk Himho g Huksto] TN ARE FHlshe
ultramicrotome #Ho] St} TEAF S £40] 2 iR} A
B U 7EFE 2872 FRE AR o Yol o] §E=
Fapaxtdnd AR AR el fejdole et whe aEAte]
FAHARERA ARS8k ] AEK A Al EE) 2 B2
A AP |= sk A4S Hole 1Ak AAH uldg 9o
o7 =] 7] Wil gk wieto g A== ofefgol qltk
T3 A2 F]lol] A5Y T2EuHel AT At 9EE &
ek o7t 9FEk dvkE ez AlRE A2 AMEE 22 )
Zlo] At fE| oAt f2ie 7] FolA Akslr) doup] wiE
of] Ajzte] Ak Tl Zo] FriR)E @] gl o)} B2 FAS
aEs7] flaix tolelte k& AP % St Al RS A1=Y] 9
g IPA7|EH oEgol g AeE AEE 28T 5 9l oF
Al FAE 172} ARSI F ek A wEko R sl
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A ARE ) ARl vlste] bt AR, we B o
T} Aol shom o AA3e, B, /AT, sstes
VeeBs 2jst St §Helel L 2elt FaslebA a9}
o A ARe] 5, AW, 2o me) AR T
AR L AT ANFOEM Aok S BARkslol 2
Sl SR A7k Aol AFHI ek A 2he) A
o A TEE ke 1 Bel ANl Gl 7171 B9
Arlolct, FahaAHn)3S ol et vl Txgee] Ang A
She Ao mE HAkst QAlopdol Yk BAloke Ven
Bl ol wslelilel ARl Wye] P AuS Agei, o
RIS IS ol ekt B FAp o] Fug Axe)
olel A tekd 5= Sk, SHAENIAL) S5 Fol o) 18
£ T} 7152 SAEDO|th SAEDE sjolanle 7)) st
Al gele] B oA Be 5 U, B2 ANEHE nF

A A7) $ApAT} TS Sobd 4 Ik olsh B SARD

DEREY TiE A 20 A 2 & 20093 49

o A= ARAA S e g 54 5 s XRDY
L B %}%@2&“} Rkt o] @elelld wial 23
gol AATZE skl AolE 4 vk FaAzEn) A Az}
el B4 g .il-Er P Aol astdow BEstoen I $4
WS WlT Qs TR A5 A} Mg 7R 4= Q)
& Ao R At
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